Key indicators: single-crystal X-ray study; T = 295 K; mean (C-C) = 0.002 Å; R factor = 0.039; wR factor = 0.108; data-to-parameter ratio = 17.2.
The seven-membered ring in the title compound, C 13 H 16 N 2 O 2 , adopts a boat-shaped conformation (with the C atoms of the fused-ring as the stern and the C atom bearing two methyl groups) as the prow.
Related literature
For the crystal structure of 1,5-dimethyl-1,5-benzodiazepin-2,4-dione, see: Mondieig et al. (2005) .
Experimental
Crystal data C 13 H 16 N 2 O 2 M r = 232.28 Monoclinic, P2 1 =c a = 7.5112 (1) Å b = 10.1731 (2) Å c = 15.8697 (3) Å = 103.675 (1) V = 1178.26 (4) Å 3 Z = 4 Mo K radiation = 0.09 mm À1 T = 295 K 0.32 Â 0.20 Â 0.18 mm
Data collection
Bruker X8 APEXII diffractometer 20993 measured reflections 2719 independent reflections 2130 reflections with I > 2(I) R int = 0.042 Refinement R[F 2 > 2(F 2 )] = 0.039 wR(F 2 ) = 0.108 S = 1.04 2719 reflections 158 parameters H-atom parameters constrained Á max = 0.26 e Å À3 Á min = À0.20 e Å À3 Data collection: APEX2 (Bruker, 2008); cell refinement: SAINT (Bruker, 2008); data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: X-SEED (Barbour, 2001); software used to prepare material for publication: publCIF (Westrip, 2010).
yielded the mono-substituted 12-bromodeyl derivative. In this study, the compound is reacted with methyl iodide to yield the di-methylated compound (Scheme I). The seven-membered ring adopts a boat-shaped conformation (with the C atoms of the fused-ring as the stern and the C atom bearing two methyl groups) as the prow (Fig. 1 ). The methyl group occupying the axial position hovers over the seven-membered ring, and the methyl group appears to be stopped from tipping over because of the π-system of the phenylene ring ( Fig. 2 ).
Experimental
To a solution of the potassium t-butoxide (0.42 g, 3.6 mmol) in DMF (15 ml) was added 1,5-dimethyl-1,5-benzodiazepine-2,4-dione (0.50 g, 2.4 mmol) and methyl iodide (0.68 g, 4.80 mmol). Stirring was continued for 24 h. The reaction was monitored by thin layer ch romatography. The mixture was filtered and the solution evaporated to give colorless crystals.
Refinement
Carbon-bound H-atoms were placed in calculated positions (C-H 0.93-0.96 Å) and were included in the refinement in the riding model approximation, with U(H) set to 1.2-1.5U eq (C). (5) C2 0.0272 (6) 0.0367 (7) 0.0305 (7) 0.0017 (5) 0.0111 (5) −0.0016 (5) C3 0.0329 (7) 0.0306 (7) 0.0347 (7) 0.0053 (5) 0.0079 (6) −0.0004 (5) C4 0.0375 (7) 0.0294 (7) 0.0323 ( 0.0333 (7) 0.0306 (7) 0.0313 (7) −0.0053 (5) 0.0106 (5) −0.0029 (5) C10 0.0326 (7) 0.0302 (7) 0.0252 (6) 0.0036 (5) 0.0102 (5) 0.0039 (5) 
